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Besides scopoletin, two new compounds isolated
from Argyreia speciosa have been characterised as
stigmasteryl p-hydroxycinnamate and hexadecanyl p-
hydroxycinnamate by spectral data and chemical
studies.
Our earlier work on the roots of Argyreia speciosa
(Convolvulaceae) has led to the isolation of a
disubtituted tetrahydrofuran and a lipid ester'. The
present paper describes the characterization of two
novel aryl esters, and a coumarin.
Silica gel column chromatography of the n-
hexane extract afforded compounds 1a and 2a
while the EtOAc extract provided compound 3.
Compound la, mp 78° indicated the presence of
phenolic OH (3400 em"), ester carbonyl (1673
em"), methyl (1365 ern"), aromatic (1604, 1586,
1515 cm') and straight chain functions (723 em")
in its IR spectrum. An [M]' ion at m1z 388 in the
mass spectrum suggested the molecular formula as
C2SH.W03 which was also confirmed by FAB-MS
ion [M+1r at m1z 389. The other ions at m1z
164,i63,147 and 119 suggested the presence of
CJIS03, CJI4CH=CHCOO, CJI4CH=CHCO and
CJI4CH=CH moieties, respectively, in the
molecule. The 400 MHz IHNMR spectrum
displayed two triplets at 80.88 (3H, t, J=6Hz) and
4.18 (2H, t, J=6Hz) for the terminal CH3, and
OCH2 groups, respectively. The aromatic protons
of the p-hydroxycinnamoyl moiety appeared at 8
6.85 (2H, d, J=8Hz, Ar-3,5) and 87.45 (2H, d,
J=8Hz, Ar-2,6) whereas the protons of the a and
J3-unsaturated system appeared at 86.32 (lH, d,






2. R = p-OH-C6H.-CH=CH-CO
2bR=H
Alkaline hydrolysis of 1a afforded p-hydroxy-
cinnamic acid Ib2 and hexadecanol le3,
characterized -by comparison with literature data.
These data established the structure of 1a as
hexadecanyl p-hydroxycinnamate which was fully
consistant with its 13CNMR spectrum assigned by
comparison with those of model compounds' (see
Experimental).
Compound 2a, m.p. 92°, [a]o-27° had in its IR
spectrum bands for phenolic OH (3418 em"), a,J3-
unsaturated ester (1685 em"), methyl (1384 cm'),
1,4 disubstituted benzene (810 em")' and double
bond functions (1620 em") .. It showed positive
lieberman-Burchard and tetranitromethane tests. A
molecular ion peak was not observed in the mass
spectrum of 2a, instead it showed an ion at m1z
412 corresponding to stigmasterol moiety. The
characteristic ions in the mass spectrum suggesting
a stigmastane skeleton'" were observed at m1z 273
[412-side chaintscj]', 255[412-sc-H20r, 231[412-
sc-ring Dr, 213[231-H20r. An [M+1r ion at m1z
559 in the FAB-MS of 2a suggested the molecular
formula as C3sHs403'400 MHz IHNMR spectrum
of 2a was similar to la except that it showed
signals corresponding to stigmasteryl instead of
hexadecanyl moiety. The presence of ester group
was evident by the bands at 1685 em", 0 4.18 and
78.0.
Alkaline hydrolysis of 2a afforded stigmasterol
2b and p-hydroxycinnamic acid indicating the
structure of 2a as stigmasteryl p-hydroxy-
cinnamate. It was also supported by \3C NMR
spectrum found to be in close agreement with
those of related compounds'".
The identity of compound 3 was established as
scopoletin by comparison with literature data (m.p,
IR, UV, MS, IHNMR)9.1O.Isolation of3 constitutes
first report from this plant. Although 2a was found
to be inactive but the sterol 2b has been reported to
possess antifeedant property II against the insect
Spilosoma obliqua.
Experimental Section
Mps are uncorrected. The IR spectra were
recorded in KBr and UV spectra in MeOH. The
400 MHz IHNMR spectra of la and 2a were
obtained in CDCh while 80 MHz IHNMR
spectrum of 3 in DMSO-d6 with TMS as internal
standard. IlCNMR spectra were determined in
CDC13at 75 MHz. ElMS were obtained at 70 ev
and FAB-MS using Argon (6KV) as the FAB gas.
Column chromatography was carried out on silica
gel (60-120 mesh) and TLC on silica gel G. The
spots were visualized by exposure to 12vapours.
The roots were collected from local area and
identified in our Botany Department where a
voucher specimen has been maintained.
Extraction and isolation of compounds. The
air dried and powdered roots were extracted and
fractionated as described earlier'. A portion of n-
hexane extract (22 g) was chromatographed over
silica gel (700 g). Elution was carried out with
hexane, hexane -C~, C~, C6~ - EtOAc and
MeOH. The fractions collected were 100 mL each
and monitored by TLC. The residue from C~ -
EtOAc (9:1) fractions 169-174 yielded la while
fractions 180-200 afforded 2a. Similarly, a portion
of EtOAc extract (7 g) was chromatographed over
silica gel (280 g), eluting with CHCl3 and CHClr
MeOH. The compound 3 was obtained from
CHClrMeOH (9.9:0.1) fractions 67-69.
Compound la (Hexadeeanyl p-hydroxy-
clnnamate). Solid, mp 780 (530 mg); IR: 3400,
2920, 2850, 1673, 1604, 1586, 1515, 1450, 1397,
1365, 1274, 1210, 1045, 836, 810,,723 cm'. UV:
A"..,. (MeOH) 203, 225, 309 nm. ElMS m/z (rel,
int.): 388[C2SH2403r [Mr"(25), 371(2), 164(100),
163(10), 147(86), 119(30), 113(5), 99(5), 85(12),
71(10), 57(65),43(90). FAB-MS m/z: 389[M+lr.
NOTES 193
IHNMR: 0 0.88(3H, t, J=6Hz, terminal CH3), 1.28
(26H, brs, 13x CH2),1.70 (2H, m,-O-CH2-CH2),
4.18 (2H,t, J=6Hz, -OCH2-), 6.32 (IH, d,
J=16Hz, H-a), 7.64 (1H, d, J=16Hz, H-(3), 6.85
(2H, d, J=8 Hz, Ar-3,5), 7.4.5(2H, d, J=8 Hz, Ar-
2,6). I3CNMR:o 14.83 (C-l), 22.68 (C-2), 31.94
(C-3), 26.83 (C-4), 28.63 (C-5), 29.60 (C-6), 29.60
(C-7), 29.60 (C-8), 29.60 (C-9), 29.60 (C-I0),
29.60 (C-l1), 29.60 (C-12), 29.60 (C-13), 28.64
(C-14), 29.32 (C-15), 69.65 (C-16), 168 (CO),
115.40 (C-a), 144.10 (C-I3), 127.64 (C-l'), 158.10
(C-2'), 129.70 (C-6'), 115.70 (C-3', 5'), 129.70 (C
4').
Alkaline hydrolysis of la. Ester la (100 mg)
was refluxed with alcoholic KOH (5%, 25. mL, 5
hrs). At the end of the reaction the mixture was
diluted with water (150 mL) and after usual work-
up it afforded hexadecanol, mp 50°; M+242,
CI~340 (IR,NMR) and p-hydroxycinnamic acid,
mp 212°, M+I64, C~803 (IR,NMR).
Compound 2a. Solid m.p. 92°, (163 mg) [a]ol
-270 (CHCI3); IR: 3418, 2930, 2852, 1685, 1607,
1585, 1450, 1385, 1284, 1180,973,840,820 ern".
UV: A"..,. (MeOH) 225,326 nm.EIMS m/z (re1.int):
412[M+-acid moiety]' (26),397(7),394(6),379(2),
369[412-43r (13), 273[412-scr(lS), 2SS[412-sc-
H20r(31), 231[412-sc-ring or< 13), 213(22),
164[C~803r(4), 163(14), 147(27), 119(30),
85(60), 55(100), 43(90). FAB-MS m/z:
559[M+Hr. IHNMR: 0 0.69 (3H, s, H3-18), 1.02
(3H, s, Hr 19), 1.04 (3H, d, J=3Hz, H)-21),0.82
(6H, d, J=6Hz, Hr26, H3-27), 0.84 (3H,t, J=6Hz,
Hr29), 5.38 (IH, m. H-6), 5.15 (2H, m, H-22, H-
23), 1.28 (brs, (CH2)n), 4.18 (IH, t, J=6Hz, H-3),
6.25 (IH, d, J=16Hz, (H-a), 7.58 (lH, d, J=16 Hz,
H-8), 6.88 (2H, d, J=8Hz, Ar-3,S), 7.40 (2H, d,
J=8Hz, Ar-2,6). 13CNMR: 0 37.37 (C-l), 29.60
(C-2), 78 (C-3), 42.48 (C-4), 140.82 (C-5), 121.74
(C-6), 31.90 (C-7), 31.77 (C-8), 50.34 (C-9), 36.20
(C-I0), 21.00 (C-ll), 39.80 (C-12), 42.37 (C-13),
56.90 (C-14), 24.37 (C-15), 28.64 (C-16), 56.10
(C-17), 12.10 (C-18), 19.39 (C-19), 40.37 (C-20),
21.17 (C-21), 138.24 (C-22), 129.47 (C-23), 51.30
(C-24), 32.04 (C-25), 21.00 (C-26), 19.04 (C-27),
25.37 (C-28), 11.9 (C-29), 168 (CO), 114.41 (C-
a), 144.15 (C-J3), 127.50 (C-l'), 158.20 (C-2'),
129.72 (C-6'), 115.55 (C-3',S'), 129.72 (C-4').
Alkaline hydrolysis of 2a. Compound 2a (100
mg) was hydrolysed with ethanolic KOH (5%,25
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mL,5 hrs). The mixture was diluted with water
(150 mL) and after work-up it yielded stigmasterol
(mp,lR,MS,NMR) and p-hydroxycinnamic acid
(mp,MS).
Scopoletin 3. Pale yellow needles mp 205°,
(42.5 mg), M+I92, C,oHg04(JR, UV, MS, NMR),
identical with reported data':".
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